Key indicators: single-crystal X-ray study; T = 123 K; mean (C-C) = 0.005 Å; R factor = 0.119; wR factor = 0.345; data-to-parameter ratio = 38.8.
In the title compound, C 19 H 17 Cl 2 N 3 O 2 , there are three molecules (A, B and C) in the asymmetric unit and each differs in the conformation adopted. As a result of steric repulsion, the amide group is rotated with respect to both the dichlorophenyl and 2,3-dihydro-1H-pyrazol-4-yl rings, making dihedral angles of 44.5 (2) and 56.2 (2) , respectively in A, 51.1 (2) and 54.1 (2) in B, and 53.8 (2) and 54.6 (2) in C. The dihedral angles between the dichlorophenyl and 2,3-dihydro-1H-pyrazol-4-yl rings are 54.8 (2), 76.2 (2) and 77.5 (2) in molecules A, B and C, respectively, while the 2,3-dihydro-1Hpyrazol-4-yl and phenyl rings make dihedral angles of 45.3 (2), 51.2 (2) and 42.8 (2) , respectively. In the crystal, two of the molecules are linked through N-HÁ Á ÁO hydrogen bonding to an adjoining molecule, forming dimers of the R 2 2 (10) type, while the third molecule forms such dimers with itself. C-HÁ Á ÁO interactions link the dimers.
Related literature
For graph-set description of hydrogen-bonding patterns, see: Bernstein et al. (1995) . For related structures, see: Fun et al. (2011a Fun et al. ( ,b, 2012a . For similar structures but with differing dichloro substitution, see: Butcher et al. (2013a,b) . For a description of the Cambridge Structural Database, see: Allen (2002) . For the biological activity of N-substituted 2-arylacetamides, see: Mijin & Marinkovic (2006) ; Mijin et al. (2008) . For the coordination abilities of amides, see: Wu et al. (2008 Wu et al. ( , 2010 .
Experimental
Crystal data C 19 H 17 Cl 2 N 3 O 2 M r = 390.26 Monoclinic, P2 1 =c a = 17.2064 (8) Å b = 20.7984 (9) Å c = 15.6102 (7) Å = 101.213 (4) V = 5479.7 (4) Å 3 Z = 12 Mo K radiation = 0.37 mm À1 T = 123 K 0.51 Â 0.34 Â 0.10 mm Data collection Agilent Xcalibur (Ruby, Gemini) diffractometer Absorption correction: analytical [CrysAlis PRO (Agilent, 2011) based on expressions derived by Clark & Reid (1995) ] T min = 0.743, T max = 0.932 54403 measured reflections 27521 independent reflections 11938 reflections with I > 2(I) R int = 0.076 Refinement R[F 2 > 2(F 2 )] = 0.119 wR(F 2 ) = 0.345 S = 1.02 27521 reflections 709 parameters H-atom parameters constrained Á max = 3.46 e Å À3 Á min = À0.84 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). Symmetry codes: (i) Àx þ 1; Ày þ 1; Àz þ 2; (ii) Àx þ 1; y À 1 2 ; Àz þ 3 2 ; (iii) x; Ày þ 3 2 ; z À 1 2 ; (iv) Àx þ 1; Ày þ 1; Àz þ 1; (v) x þ 1; y; z.
supplementary materials Acta Cryst. (2013) . E69, o402-o403 [doi:10.1107/S1600536813002341] (Mijin et al., 2006 (Mijin et al., , 2008 . Amides are also used as ligands due to their excellent coordination abilities (Wu et al., 2008 (Wu et al., , 2010 . Crystal structures of some acetamide derivatives viz., (2E)-1-(2,5-dimethoxy-
acetamide (Fun et al., 2011a (Fun et al., , 2011b (Fun et al., , 2012a (Fun et al., , 2012b have been reported. Two related molecules with different dichloro substitution patterns have recently been published (Butcher et al., 2013a (Butcher et al., , 2013b . In view of the importance of amides we report herein the crystal structure of the title compound (I).
In the title compound, C 19 H 17 Cl 2 N 3 O 2 , there are three molecules in the asymmetric unit and each differs in the comformation adopted. In each molecule the amide group is planar but two of the molecules (B and C) are linked through N-H···O hydrogen bonding to an adjoining molecule forming dimers of the R 2 2 (10) type (Bernstein et al., 1995) while molecule A forms such dimers with itself. The major conformational difference between three molecules is seen in the dihedral angles between the dichlorophenyl and 2,3-dihydro-1H-pyrazol-4-yl rings which are 54.8 (2)°, 76.2 (2),° and 77.5 (2)° for A, B, and C, respectively. Due to steric repulsion the amide group is rotated with respect to both the dichlorophenyl and 2,3-dihydro-1H-pyrazol-4-yl rings with dihedral angles of 44.5 (2)° and 56.2 (2)° for A; 51.1 (2) and 54.1 (2) for B; and 53.8 (2) and 54.6 (2) for C. All other metrical parameters are in the normal ranges (Allen, 2002) .
Experimental 3,4-Dichlorophenylacetic acid (0.240 g, 1 mmol) and 4-aminoantipyrine (0.203 g, 1 mmol), 1-ethyl-3-(3-dimethylaminopropyl)-carbodiimide hydrochloride (1.0 g, 0.01 mol) and were dissolved in dichloromethane (20 ml). The mixture was stirred in presence of triethylamine at 273 K for about 3 h. The contents were poured into 100 ml of ice-cold aqueous hydrochloric acid with stirring, which was extracted thrice with dichloromethane. The organic layer was washed with saturated NaHCO 3 solution and brine solution, dried and concentrated under reduced pressure to give the title compound (I). Single crystals were grown from methylene chloride by the slow evaporation method (m.p.: 473-475 K).
Refinement
The H atoms were placed in calculated positions and refined in the riding mode: N-H = 0.88 Å, C-H = 0.95-0.99 Å with U iso (H) = 1.5U eq (C) for methyl H atoms and = 1.2U eq (O,C) for other H atoms.
supplementary materials sup-2 Acta Cryst. (2013) . E69, o402-o403
Computing details
Data collection: CrysAlis PRO (Agilent, 2011) ; cell refinement: CrysAlis PRO (Agilent, 2011) ; data reduction: CrysAlis PRO (Agilent, 2011) ; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008) ; program(s) used to refine structure: SHELXL97 (Sheldrick, 2008) ; molecular graphics: SHELXTL (Sheldrick, 2008) ; software used to prepare material for publication: SHELXTL (Sheldrick, 2008) .
Figure 1
The molecular structure of the title molecule with the atom numbering. The displacement ellipsoids are drawn at the 30% probability level.
Figure 2
The crystal packing of the title compound, viewed along the b axis. Hydrogen bonds are shown as dashed lines -see Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating R-factors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 )
x y z U iso */U eq Cl1A 0.96725 (6) 0.40403 (6) 0.84456 (8) 0.0462 (3) Cl2A 1.02211 (6) 0.54928 (7) 0.85730 (7) (13) 0.0167 (12) −0.0007 (9) 0.0027 (9) 0.0027 (10) C9B 0.0136 (11) 0.0141 (12) 0.0137 (11) −0.0002 (9) 0.0040 (9) 0.0021 (9) C10B 0.0149 (11) 0.0140 (12) 0.0163 (11) 0.0003 (9) 0.0058 (9) −0.0003 (10) C11B 0.0208 (13) 0.0140 (12) 0.0249 (14) −0.0014 (10) 0.0070 (11) −0.0018 (11) C12B 0.0311 (16) 0.0143 (13) 0.0182 (13) 0.0005 (11) 0.0000 (12) 0.0052 (11) C13B 0.0155 (11) 0.0128 (12) 0.0127 (11) 0.0013 (9) 0.0050 (9) 0.0001 (9) C14B 0.0149 (11) 0.0199 (13) 0.0146 (11) 0.0020 (10) 0.0011 (9) 0.0009 (10) (3) C18B-C19B-C14B 118.6 (3) N1A-C8A-C7A 113.9 (2) C18B-C19B-H19B 120.7 C10A-C9A-N1A 129.1 (3) C14B-C19B-H19B 120.7 C10A-C9A-C13A 108.3 (2) C8C-N1C-C9C 121.7 (2) N1A-C9A-C13A 122.6 (2) C8C-N1C-H1CA 119.1 C9A-C10A-N2A 109.8 (2) C9C-N1C-H1CA 119.1 C9A-C10A-C11A 129.5 (3) C10C-N2C-N3C 106.3 (2) N2A-C10A-C11A 120.7 (2) C10C-N2C-C12C 118.7 (2) C10A-C11A-H11A 109.5 N3C-N2C-C12C 113.8 (2) C10A-C11A-H11B 109.5 C13C-N3C-N2C 110.2 (2) H11A-C11A-H11B 109.5 C13C-N3C-C14C 126.5 (2) C10A-C11A-H11C 109.5 N2C-N3C-C14C 119.7 (2) H11A-C11A-H11C 109.5 C6C-C1C-C2C 117.9 (3) H11B-C11A-H11C 109.5 C6C-C1C-C7C 121.0 (3) N2A-C12A-H12A 109.5 C2C-C1C-C7C 121.1 (3) N2A-C12A-H12B 109.5 C3C-C2C-C1C 121.0 (3) H12A-C12A-H12B 109.5 C3C-C2C-H2CA 119.5 N2A-C12A-H12C 109.5 C1C-C2C-H2CA 119.5 H12A-C12A-H12C 109.5 C2C-C3C-C4C 120.5 (3) H12B-C12A-H12C 109.5 C2C-C3C-Cl1C 119.5 (3) O2A-C13A-N3A 124. Symmetry codes: (i) −x+1, −y+1, −z+2; (ii) −x+1, y−1/2, −z+3/2; (iii) x, −y+3/2, z−1/2; (iv) −x+1, −y+1, −z+1; (v) x+1, y, z.
